CCDC no.: 1896094
The asymmetric unit of the title crystal structure is shown in the figure. Tables 1 and 2 contain details on crystal structure and measurement conditions and a list of the atoms including atomic coordinates and displacement parameters.
Source of material
To a mechanically stirred suspension of 4-chloroaniline (8.50 g) in toluene (233.3 mL) was added manganese(IV) dioxide (28.97 g). The mixture was refluxed for 8 h and then filtered through Celite. The filter cake was washed with several volumes of toluene, and the filtrate was evaporated to give 1,2-bis(4-chlorophenyl)diazene (3.20 g).
The title compound was prepared in a second step by nitrifying the aforementioned 1,2-bis(4-chlorophenyl) diazene,2-bis(4-chlorophenyl)diazene. 3 g of powdered 1, 2-bis(4-chlorophenyl)diazene is added to 98% nitric acid (8.0 mL). The reaction was slowly heated to 293.15 K, and held there for 4 h with constant stirring. The mixture was poured into deionized water and filtered at room temperature. The product was dried under vacuum drying oven and a yellow solid 2-(4-chloro-2,6-dinitrophenyl)-1-(4-chloro)diazene oxide was obtained. Colorless transparent crystals were obtained by slow evaporation from an ethyl acetate solution in a quiet environment at room temperature.
Experimental details
Hydrogen atoms were placed in their geometrically idealized positions and constrained to ride on their parent atoms. All the non-hydrogen atoms were refined anisotropically.
Comment
Nitroazobenzene systems have been investigated extensively owing to their detonation performance [4] [5] [6] . Recently, these so called "high energy density materials" have attracted renewed attention in conjunction with their favorable detonation performance [7] [8] [9] [10] . As a promising mid product, 2-(4-chloro-2,6-dinitrophenyl)-1-(4-chloro)diazene oxide was synthesized by the nitration of 1,2-bis(4-chlorophenyl)diazene. Here we report the crystal structure of the title compound (the figure), as part of our continuing interest in nitro compounds [11] .
In the title crystal structure 2-(4-chloro-2,6-dinitrophenyl)-1-(4-chloro)diazene oxide molecules are present in pairs. The two molecules are approximately parallel to each other. Owing to space steric effect, the dihedral angle of the two nitro groups and the aryl ring are 27.3°and 36.5°, respectively.
